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[57] ABSTRACT

. A dual wavelength spectrophotometer for ampoule

content inspection, in particular for ampoule leak detec-
tion wherein leaks are initially “flagged” via the dye

~ bath immersion technique. Light transmitted through

the ampoule is received by a bifurcated fiber optic cable
providing via a random mix arrangement substantially
identical ampoule optical signature signals. Each 1s di-

rected through preselected interference filters, chosen

on the one hand on the basis of the dye being used and
the glass ampoule and its contents on the other hand.
Associated with the filters are respective photodetec-
tors, the output signals of which are connecied to a
difference amplifier stage. The output {if any) of the

- latter 1s compared to a preestablished (dye) threshold

signal, which represents the minimum level (of dye)
from which to effect a reject status. The ampoule con-
tents or a particular component thereof may also be

investigated in this manner. The photodetector outputs

are also summed and the resultant compared {0 a second

~ preestablished threshold in order to provide a failsafe

system capability against optical failure and the like.

The difference signal/comparison circuii leg may be
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1

DUAL WAVELENGTH SPECTROPHOTOMETER
FOR AMPOULE LEAK DETECTION AND
CONTENT INSPECTION

~ Thisisa contmuatlon, of apphcatlon Ser. No. 91,602,
- filed Nov. 5, 1979 now abandoned, which in turn is a

continuation of Ser. No. 869,554, filed Jan. 16, 1978,
now abandoned. |

BACKGROUND OF THE INVENTION

This invention relates to the detection of leaks in
containers (e.g. ampoules) and more particularly to the
optical detection of leaks i in ampoules based on the dye
bath technique. | |

The detection of leaks in sealed containers has been a
- problem for many years. Depending upon the container

 and its contents leaks could be a hazard to life and prop-

erty; for example, a leaking canned good could lead to
food poisoning. Methods used in detecting leaks are

~ perhaps as varied as the types and kinds of containers

available and the materials to be found therein..

The particular container of major interest regarding
“this invention is the ampoule generally used to contain
a pharmaceutical substance. The ampoule is a substan-
tially . cylindrical, generally glass container, usually
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transparent or translucent, having a flat base and a

rounded-off top portion of reduced cylindrical dimen-
‘sion sitting atop an even narrower neck portion. Glass

ampoules are extensively used in the pharmaceutical
and chemical industries for the storage and shipment of

- solutions of drugs and chemlcals, both liquid, gases and

- solids. -
The ampoule is normally filled with the desired sub-
stance via the top portion, and therefollowmg ‘glass

-seal is effected at the tip. The primary location of leaks

30
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is, as might be expected, assoc:1ated to this final seal at

the tip of the ampoule.
- Even today, such seals are inspected v1sually by
human inspectors inverting, shaking and holdmg the

40

ampoule up to a strong diffuse backlight. It is, of course,

of fundamental importance, considering the nature of

the substances under particular consideration here, that

the ampoule seal be absolutely complete, or the con-
tents of the ampoule may become contaminated.
It has been discovered that, although the seal appears
to be perfect, the filled ampoule may start to leak a
minute quantity after only a short time and/or over a
more extended period. S
Heretofore, detection of such leaks was effected by
exposing the ampoule to some substance that was
known to react with the ampoule contents and which

2

constltuted an 1mpr0vement over unaided human in-
spection. S

Another known method of detecting leaks in am-
poules may be generally identified as the bubble detec-

‘tion technique. This technique involves compressed air

being applied via a (Plexiglass) nozzle arrangement to
the top portion of the ampoule. The positive pressure is
constantly applied and of known value. The ampoule is
oriented upside down in the nozzle with the liquid in the
ampoule thus completely filling the top portion. Each
ampoule remains under test over a set period of time,
generally one minute, and is assumed good if no bubbles

are detected in that time. Inspection is normally per-

formed by human beings, although seemingly could
instead be performed by some sort of suitably arranged

‘bubble detector.

The bubble detection method, in addition to being
limited by the inherent problems associated to human
visual detection or by the need for expensive bubble
detection arrangements, is also rather restricted in ef-
fectness to the exact portion of the ampoule being

‘placed under pressure, and most of the exterior surface

of the ampoule thus goes uninspected. Also, such a
technique does not lend itself to the high volume indus-
trial environment. |

A further existing method involves detectlon of leaks
by establishing a loss of weight. In this method a vac-

‘uum is applied to the ampoule and a subsequent weigh-

ing performed. Although such a method may be satis-

factory under laboratory conditions, the inherent com-
plexity and slowness alone involved in weighing each

ampoule separately (and twice), as would be necessary
particularly in regard to ampoules containing pharma-
ceutical substances, and particularly in an on-line indus-
trial environment, would generally rule this technique
out as an acceptable alternative. |

The search for a better technlque for detectmg the

-existence of leaks in ampoules has in recent years cen-

tered upon the now U.S. FDA-accepted technique of
exposing the ampoules to a dye solution. With an in-
complete seal the contents of an ampoule could leak
out, and if such an ampoule were placed in a dye solu-

- tion, a certain amount of the dye should be able to “lezk

45

in”. Since ampoules generally are filled and sealed at
atmospheric pressure the dye diffusion rate into the
ampoule could be increased by placing the ampoule and
dye bath 1n a suitable temporarily pressurized (positive

- pressure) environment. The results for a leaky ampoule

50

would leave a visible reaction product. Hopefully, even
minute leakages would leave a visible indication and the

affected ampoule would be correspondmgly removed'

from the lot.

- However, not only must the chosen substance: to
which the ampoule is to be exposed be able to react with

the ampoule contents, the amount of visible reaction

product 1s necessarily limited to being proportional to
the amount of contents brought into contact with the
- reacting substance (i.e. that have leaked out or vice-

35

will normally be a dye tint within its contents.
- More particularly, seal integrity of the ampoules is

-usually checked at the present time by the complete

immersion of each ampoule in a concentrated blue dye
solution (e.g. 25X 10—6 g/ml of Food Drug and Cos-
metic (FD&C) blue #1 triphenylmethane dye), with a
vacuum pressure of twenty-eight inches of mercury
being established for thirty minutes. Upon release of the

- .vacuum the concentrated dye i1s drawn into the am-

60

versa). For very small leaks, sometimes called mi-

croleakers, the reaction product is obviously corre-
spondingly very small. such circumstances make the
detection of very small leaks difficult especially with
the ampoules being visually inspected by humans for
the presence of the reactant. Nevertheless, this step

635

poules through any small leaks in the glass. Subsequent
handling of the ampoules mixes the dye and its color is
detected visually by the inspectors who then reject
those leaky ampoules.

It will be apparent that the dye “tlagging” technigue
also suffers from at least the two factors of: f (1) the
viewability of the “flag” being proportional to its con-
centration within the ampoule contents; and (2) the
detection of the “flag” remaining in the work task of
human inspectors. For exampie, it has been determined
experimentally that for a given commercially available
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product, 1.08 micrograms of dye per ml of solution was
the minimum concentration detectable (zero defects

level of detection) by the inspectors using diffuse light
panels to backlight the ampoules. This figure is a func-
tion of ampoule and compound tubidity and color.

The above-quoted figure, although somewhat im-
pressively small, by no means lays to rest the question of
whether smaller leaks with correspondingly smaller dye
concentrations can exist, and whether such leaks can be
tolerated. It has been found that smaller leaks do exist;
and depending upon the substance of interest, especially
a pharmaceutical product, it is entirely unlikely that any
detectable leakage could be tolerated. For example,
ampoules passing such tests as have been described
hereinabove have later been demonstrated to have
holes, as indicated by the presence of dried material on
the outside near the seal. Microscopic examination
thereof has shown that the holes can have external
diameters of approximately 40 um, narrowing to about
3 um typically.

One of the more recent and rigorous leak tests that
has been developed to prove the structural integrity and
sterility of ampoules involves placing for example a
helium atmosphere in the ampoule prior to sealing.
Following sealing and sterilization, the ampoule 1is
tested with a mass spectrometric leak detector for the
passage of helium. Using a mass spectrometer with a
sensitivity limit of say 1 X 10— 10standard cm? of He/s, it
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is calculated that a hole 0.9 um in diameter and with a 5,

length of 1 mm would be detectable with a leak rate of

3.5 10—8 standard cm?3/s. (Bacteria cannot pass
through holes this small.) This technique could also be
applied with nitrogen or air atmospheres.

Although perhaps even more rigorous tests can Or
have been developed, such techniques are, for industrial
purposes, generally far too complex, slow and cumber-
some, especially for handling of large volumes of
throughput, and involve expensive equipments requir-
ing highly trained personnel.

Several other prominent factors facing a manufac-
turer of the kinds of products with which this discussion
relates contribute to the need for an improved system
for inspecting filled ampoules. These include the desire
to increase the speed of the inspection process, particu-
larly in a high volume industrial environment, and to
remove the troublesome inter- and intra-inspector dif-
ferences, as well as enable the detection of the presence
of lower dye or other “flag” concentrations (e.g. mi-
croleakers).

SUMMARY OF THE INVENTION

It is thus a principal object of this invention to pro-
vide, particularly for relatively high-speed, high vol-
ume industrial environments, a fully automated, on-line
inspection system for the detection of leaks in ampoules,
even microleaker situations bordering on the threshold
of detectability by highly elaborate equipment, which
system is comprised of an inexpensive and uncompli-
cated optical arrangement.

It is another object of this invention to provide an
ampoule inspection system of the above-mentioned type
that makes use of a government-accepted ampoule leak
detection process in a more reliable and sensitive way
and which enables virtual elimination of human inspec-
tion and the inherent risks of error associated therewith
such as arises from inspector fatigue or differences in
sensitivity.
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4

It is a further object of this invention to provide such
an optical inspection system in a transmissive mode
arrangement grounded on the dye-detection technique,

with fail-safe capability to detect properly even those
cases where the ampoules are practically opaque due to

dye concentrations resulting from gross leaker situa-
tions as well as when the level of liquid in the ampoule
is significantly less than the proper amount (e.g. below
the level point at which the inspection optics are
aimed).

It is yet another object of this invention to provide an
ampoule leak detection system which generates output
signals for ampoule rejection which leads to the physi-
cal removal of the unacceptable ampoules from the
production line.

According to the broader aspects of the invention
there is provided a dual wavelength spectrophotometer
for use in connection with container content inspection
and in particular container leak detection, comprising in
combination:

(a) a source of radiant energy;

(b) first means arranged to receive radiant energy
from said source which has passed through the con-
tainer and its contents for generating simuitancously a
plurality of substantially identical optical signals consti-
tuting optical signatures of the container and its con-
tents;

(c) a plurality of predeterminably selected unique
radiant energy filter means arranged to each receive a
said optical signal from said first means; |

(d) a plurality of photodetector means arranged with
said filter means for providing a plurality of respective
output electrical signals representative of the radiant
energy received from said filter means; and

(e) second means for determining the difference be-
tween at least a selected first pair of said respective
output electrical signals and comparing said difference
with a pre-established first threshold value.

In a preferred arrangement there is provided a bitur-
cated fiber optic, dual wavelength interference filter
photometer arrangement to detect the presence of even
ultra-low levels of, for example, FD&C No. 1 blue aye.
A light source (e.g. tungsten) is used to provide spectral
radiation matched to the dye absorption and the photo-
detectors’ response curves. After passing through the
ampoule to be inspected (it is to be noted that a non-
opaque, liquid-filled ampoule will act like a double-con-
vex lens to light incident on the side thereof), the trans-
mitted light is equally divided into two beams by a
random mix, bifurcated fiber-optic bundle. The split
beams pass through interference filters, which isolate
the area of blue dye absorption and reference absorption
due to the glass ampoule (and its contents) respectively.
The light beams are detected by a pair of photodetec-
tors (e.g. photodiodes) and amplified. A further ampli-
fier is employed to measure the difference between
these two signals. A threshold comparator determines
when there is an imbalanced signal which indicates the
presence of dye, turbid/opaque ampoules, or empty
ampoules.

Provision is also made to render the system fail-safe
by detecting the sum of the two signals. This detects
substantially completely opaque samples and also sys-
tem failure (e.g. light-source failure).

The fact that the shape of the ampoule causes 1t to act
like a double convex lens arrangement aids in on-the-fly
inspection, i.e. the ampoule’s shape yields a pronounced
optical signature. However, it is not essential to the
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5 .
invention that the inspected ::Jb_]ect be cylmclrlcal in
cross-section; practically . any cross-sectional shape
would be operative.

It should be noted that by pmwdmg 2 vertlcal geom-

etry to the entrance aperture of the fiber optic cable (i.e..

manufaciured or masked), there i is effected an optlmlza- o

tion of the light gathering process from the already
existing focusing effect of the ampoule itself, as de-
scribed herein. This, of course, would permit a substan-
tial reduction in the degree of randomness to be other-
wise provided by the bifurcated fiber optic cable.

Moreover, it is to be noted that while any suitable
light source fiiters and photodetectors may be used, it is
preferabie to match the intensity and the wavelength
spectrum of the light source 10 the spectral response of
the light detectors. The filters, however, should largely
control the detectors employed, and are in turn con-
trolled by the transmission Spe.ctrum of the ampoule and
1ts contents.

it should be noted further that a beam sphtter may be
provided in place of the bifurcated fiber optic bundle.
Also, the invention is not limited to the visible electro-
- magnetic radiation spectrum. Depending, for example,
on the color of the ampoule and its contents, the refer-
ence wavelength could very well be selected in the
nfra-red or ultraviolet range. For those situations in-
volving an infra-red range a beam splitter would tend to
be advantageous, whereas a quartz fiber optic bundle
would be preferable for the ultraviolet range, and the
fiber optic bundie for the visibie range would typlcally

be of glass.
- It is to be particularly noted that any difference be-
tween the two optical paths will remain relatively con-
stant for changes in ampoule conients and source. The
difierence factor will change with the introduction of
dye since only one path is affected.

The advantiages of using the comparison or dual
wavelength technique include reduced degradation
from background light changes and common mode
interference, as well as reduced stability requirements
~on the detectors. Moreover, in relation to the present
technique mvolvmg manuai inspection, errors in judg-
ment due to inspector fatigue and differences in sensttiv-
lty between inspecicrs have thus been eliminated.

Also, the dual wavelength photometer mspectwn

system according to the invention is considerably faster

than present systems (for ezample ten ampoules per
second for a serial throughput). Of perhaps greaiest
importance however, is the fact that a system according
to the invention has already been shown to be sensitive
to between one-eighth and one-sixteenth the dye con-
centration level detectable by human inspectors, yet
involves only an inexpensive and uncomplicated ar-
rangement in doing so.

- These latter points are further appreciated when it is
considered that the present speed of the human inspec-
tor (1.e. the human inspector throughput) is on the aver-
age of one ampmule every threﬁ seconds for the ﬁnal
inspection task. | |

More particularly, the dual wavelength photometer
system according to the invention has already been
demonstrated to have achieved a zero defects concen-
tration level of 6.3 10—8 g/ml. From this initial dye
solution concentration and the following equation:

10

15

20

25

30

35

435

50

55

6.3 X 108 g/ml 2.2m]
2.5 % 1072 g/ml

= X ml, or X =55 X 10—6 liters,
it 1s shown that as low as six nanoliters of dye leaking
into a two-ml (e.g. flint) ampoule can be reliably de-
tected. Assuming twenty-five drops per ml, then only
1/10 of a drop 1s the leakage required at present stages
of development for reliable detection with the dual
wavelength photometer system according to the inven-
tion. | |

Inasmuch as the actual color of the glass ampoule
containers and the contents contained therein vary from
situation to situation, the reference wavelength and the
target wavelength necessarily may be difierent for each
situation. Notwithstanding, in the sysiem according to
the invention the modification required to handle each
situation amounts to no more than selection of the ap-
propriate interference filiers (and, as appropriate, detec-
tors) to best fit that particular situation. For example,
the filters could be mounted on a rotary wheel or other
suttable arrangement having N number of filier pairs
which can be selected at will for any particular sample
inspection or analysis. Such a filter selection arrange-
ment may be emploved to provide multiple reference/-
target pairs for sample (i.e. ampoule contents) analysis,
for example to check for the presence of each of the
intended constituents of that sample as well as whether
dye 1s present or not. Provision may be made to have
the filter selection programmable for fast {(e.g. stepped)
sequencing through all preselected filter pairs. Such an
arrangement would also be particularly applicable for
the processing of a new sample to determine which
wavelength(s) would be best used as the reference

wavelength(s) for that particular lot run. It is recog-
nized that detection should be synchrosized to filter

selection.

A further advantage regarding the dual wavelength
technique according to the invention 1s the fact that the
same is not affected virtually in any way by small irreg-
ular movement of the ampoules past the optics, such as
is sometimes experienced in the ampoules josthing along
the production line. This is so primarily because of
simultaneous consideration at both the target and refer-
ence wavelengths of the light passing through the am-
poule. -

It should also be observed that the present invention
is not restricted to dual wavelength technique, but
rather encompasses the possibilities of N-wavelength
(e.g. quadrawavelength) simultaneous analysis. it will
be appreciated that as N increases, with judicious selec-

‘tion of the various wavelengths, a more precise signa-

ture of the ampoule and its contents is obtainable, for
even more accurate processing. |
Within the scope of this invention also i1s the employ-

- ment of, for example, a quadrafurcated iiber optic cable
- arrangement leading to two channels of essentially the

60
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same processing electronics, as hereinabove described,

one arranged (tuned) for blue dye detectton and the
other to ensure that even in the case of the good am-
poule, the contents thereof possess the correct color.

BRIEF DESCRIPTION OF THE DRAWINGS

‘The above-mentioned and other objects and features '
will become more apparent and the invention itself
better understood by reference to the following detailed
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description taken in conjunction with the accompany-
ing drawings, in which:

FIG. 1 is a schematic diagram of a dual wavelength
ampoule leak detection sysiem in accordance with the
mvention;

Fi1GS. 2A-2F are graphic representations of the op-
eration of various aspects of the system of FiG. 1;

FIG. 3 depicts a series of spectral response curves
relating to operation of the system ot FIG. 1;

FIG. 4 is a schematic diagram of a modified arrange-
ment of the system according to FIG. §;

FIG. 5 is a schematic diagram of another modifica-
tion of the system according to FIG. I; and

FIG. 6 graphicaliy illustrates a substance having the
significant portion of its signature located on a rela-
tively high sloping portion of the response curve and
“masked” significantly by the response curve of the
ampoule itself.

DESCRIPYTION OF THE PREFERRED
EMBODIMENT(S)

Reference is made to FIG. 1 which illustrates sche-
matically a preferred arrangement of dual wavelength
spectrophotomer according to the invention for the
detection of the presence of dye in sealed ampoules.
The ampoules 3 pass in singie file via a suitable transport
mechanism (not particularly shown) through an optical
arrangement comprising on the one hand a light souice
1 and there opposite the receiving aperiure of a bifur-
cated fiber-optic cable. Taking into consideration the
aforementioned property of the glass ampoules, the
receiving aperture of the bifurcated cable is able (o
easily pick up this rather sharply defined light pattern
for each ampoule, even at relatively high speeds of
throughput.

The preferred type of fiber-optic cabie 4 splits at
some point along its length into a pair of individual
cables in which the fibers are randomly located to yield
a uniform mix, i.e. the minute segments are randomly
distributed in the resulting transmission cabies. Bifurca-
tion in this manner yields a pair of virtually identical
(light) radiant energy signals, thus facilitating the com-
parison(s) to be made in accordance with the invention.

Each one of the pair of radiant energy signals 1s
guided by the associated bifurcated portion of the fiber
optic cable to be incident upon a respecilve Narrow
passband filter 5, 6. One of these filters is chosen tc have
the center wavelength thereof correspond tc a wave-
fength falling well within a strong passband of the am-
poule and its contents and which does not overlap or
fail within the passband of the dye at all (e.g. filter 3).
The other is chosen with the center wavelength thereot
falling within the or a sirong passband of the combina-
tion of the dye, the ampoule and the laiter’s contents
(e.g. filter 6). It is preferable that the filters not have
overlapping passbands.

Light incident upon and passing through the respec-
tive interference filters 5 and 6 is directly recetved by
respective photodetectors 7, 8. Photodetectors 7 and 8
preferably may take ihe form of photodiodes. Photode-
tectors 7 and 8 convert the optical signals received
thereby to respective electrical signals which in turn are
individually fed to corresponding current/voltage con-
verters 9, 10. The respective outputs of converiers 9 and
10 are on the one hand fed to a difference amplitier 11
and on the other hand to a summing amplifier 12. In
stage 11 the difference between the two output signals
of converters 9 and 10 is determined, and would be
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S

“zeroed-out” (insignificant) in the case of a good am-
poule.
In order to provide a margin of noise immunity (it

has, for example, been found in practice that there can
be a sensitivity even to fingerprints on the ampoule

glass) and a switching scheine, the output of difference
amplifier stage 11 is connected to a comparator stage
13. Thereby, a tnreshold may be established as to which
the signal output from the difference amplifier stage 11
must exceed in order to indicate dye presence in the
ampoule. The other input of comparator 13 1s thus iden-
tified in FIG. 1 as the dye threshold input, which may
be set in accordance with empirical determination or a
standardized sample.

1t should be noted that the amount of change from the
“zeroed” difference would be a relative indication of
the presence of dye in the ampoule. It will nevertheless
be appreciated that no signal is output from comparator
state 13 unless the presence of dye {and therefore 2
leaky ampoule) has been detected. The ouiput {if any)
of the dve detection comparator stage 13 1s coupled to
the ampoule rejection mechanism (not particularly
shown) and may also be coupled to a reject counier
stage 18.

In regard to the aforementioned setting of the dye
threshold input of comparator stage 13, several stan-
dardized samples can be prepared with specific and
different fractional levels of blue dye concentration
(including one having no blue dye present in its con-
tents). These standards may, however, be marked {(e.g.
the tips color-coded) so as to be each easily identifiable
apart from the regular throughput and from each other.
The standardized samples may, in terms of relative
concentration of blue dye, effectively run for exampie
from the equivalent of the human zero defects level
down to § and 1/16 thereof. Presently, it has been 0b-
served that rejection of some good ampoules has oc-
curred where the dye thresheld input fias been set 10
allow the 1/16 level concentration standard to pass
through the system unrejected. This has been cbserved
to result from the aforementioned problems of finger-
prints, foreign films etc. on the ampoules. It has thus
been found appropriate at present to set the dye thresh-
cld input of comparator 13 to enzble the 1/16 concen-
tration standard sample to easily pass through the sys-
tem unmolested whereas the } concentration standard
sample should be rejected. In this way also, once the
threshold is properly set the 3 to 1/16 standard samples
can be periodically (e.g. every 10,000 ampoules) in-
serted into the production line to ensure that the system
is operating properly.

As a means of ensuring that the system knows 1n each
instance when it is observing an ampoule passing
through the optical front-end of the system according
to the invention, the output from difference ampliier
stage 11 is coupled to a second comparator stage 13,
having its other input identified in ~1G. 1 as a count
threshoid (conventionally derived). 'The count compar-
ator 15 output is in turn fed to a counter arrangement 16
thus providing for the system the total count of
throughput during an inspection run.

A second circuit leg, comprising summing ampliiter
stage 12, has been included in the arrangement accord-
ing to FIG. 1 in order to provide for fall-saie operation,
and especially to enable the system to successfuily han-
dle open or grossly dye-concentrated {practicaily
opaque) ampoules, system faiture (such as the light
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source 1 failing altogether), and also to detect sxtuatmns |

where ampoules are substant1ally underfilled.

Each of the above-indicated system capabllltles 18
- provided by the amplifier stage 12 summing the two
output signals of converter stages 9 and 10, thereby
generating an output which is connected to yet a third

comparator stage 14. The other input of comparator 14

1s identified in FIG. 1 as a minimum threshold input.

Comparator stage 14 determines whether the signal

- from summlng amplifier stage 12 falls below a pre-estab-
lished minimum threshold. Thus, if any one of the fol-

lowing occurs, such as an opague ampoule, a foreign

object being inspected, light source failure or blockage,
blockage of the light path such as would occur if the
input end (or one of the output ends) of the fiber-optic
bundle becomes grossly misaligned, photodetector fail-
ure, etc., the result will be a failure to achieve the pre-

10

15

estabhshed threshold. Comparator stage 14 would thus

In any of these events generate a rejection signal,
It should be noted, keeping in mind the natural focus-
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ing effect of an ampoule, which in turn gives rise to a -

pronounced and relatively sharp optical signature, that

there is a substantial difference (degradation) in the

signature if the ampoule is empty or grossly underfilled
(1.e. the level of liquid content falls below the level at

25

~which the optical arrangement is aimed). Thus, the

minimum threshold input of comparator stage 14 may
- be set in accordance with empirical determinations to
take into consideration the level of SIgnature normally
received by a properly filled ampoule vis-a-vis the sub-

stantially reduced signature which occurs in the case of
-the underfilled or empty ampoule.

The rejection signal output of comparator 14 (1f any)
is coupled to a synchronlzmg AND gate 17, the other
input of which is the output of count comparator stage
- 15. AND gate 17 will thus only provide an output rejec-
tion signal as and when the system has determined the
presence of an ampoule for inspection. The output of
AND gate 17 may, like the output of dye level compar-
ator stage 13, be forwarded to the rejection mechanism,
and may also be connected to counter stage 18.

In operation, reference is made to FIGS. 2A-2F illus-
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trating in particular the spectral responses of or caused

by the ampoule, the dye, the filters, and certain combi-
nations thereof. FIG. 2A is representative of the spec-
trophotometer output for a normal filled ampoule,
where the horizontal axis represents wavelength (\) and
the vertical axis absorption/concentration. On the other
“hand, FIG. 2B illustrates a representation of the spectral
response provided by the chosen dye (i.e. the blue dye

identified herembefore) An ampoule with a significant .

amount of such dye is llkely to provide the general
spectral response illustrated in FIG. 2C.
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response curves derived from different test ampoules.
Curve A is the spectral response derived from a first
normal (i.e. no dye present) ampoule plus contents.
Curve B is also derived from a normal filled ampoule. It
will be noted, however, that the traced curves of A and
B, although substantially parallel are, however, dis-
placed by a specific and substantially constant baseline
magnitude factor, which could be due, for example, to
variations in the normal (e.g. amber) glass ampoule

coler (1.e. the color of the glass container itself may
. vary from ampoule to ampoule). An additional reason
.- which might cause a difference in ‘“baseline” is the pos-

sible variation in position of the ampoules with respect
to the light beam. Any system having as its purpose the
aim of the present invention must, like the present in-
vention, be able to cope with substantial baseline varia-
tion as demonstrated by curves A and B.

- Curve C represents a leaky ampoule containing the
minimum level of, for example, blue dye detectable by
the human being under normal circumstances. Finally,
Curve D 1s the spectral response of a leaky ampoule
containing the lowest amount of blue dye concentration
at which reliable detection can presently be made for
relatively high-speed, high-volume throughput in ac-
cordance with the invention (i.e. at least a level of
1/10th the human eye detection capability). In curve D,

at the points marked 100, there may be seen the rela-

tively minute changes in magnitude from which a sys-
tem in accordance with the invention may correctly
reject that ampoule as leaky. |

However, it 1s not sufficient to merely measure the
absolute value of absorbance, particularly in view of the
likelihood of baseline shift from ampoule to ampcule as

‘is evidenced in FIG. 3 by Curves A and B. As shown,

Curve A, though representative of a good ampoule, has
a high baseline due perhaps to the container being of

- darker (a’mber) color: On the other hand although
- Curve D is derived from an ampoule containing a small

amount of blue dye, this curve has a lower baseline than
the good ampoule represented in Curve A. Were the
system demgned to merely measure absolute value of
absorbance, it is conceivable that the ampoule repre-
sented by Curve D could be accepted whereas the good

ampoule represented in Curve A would be rejected,

with the threshold for rejection set, for example at an
absorbance level (in FIG. 3) between Curves A and C
for a particular wavelength such as 630 nm.

- The system 1n accordance with the invention, rather,
determines the absorbance value at the 630 nm point of
the response curve and also determines the abosrbance

- value at another wavelength which is at times referred

F1G. 2D shows representations of the spectral char-

| acteristics of the bandpass filters 5 and 6, and FIG. 2E
demonstrates the resultant light transmitted through the

33

filters in the case of a normal ampoule being inspected.

On the other hand FIG. 2F demonstrates the spectral

response of the interference filter (5 and 6) components

of the system deriving from inspection of an ampoule
containing a SIgmﬁcant amount of blue dye. In FIG. 2F
one can perceive the substantial difference in magni-

- to herein as the reference wavelength (A). The vaiue of

630 nm should, of course, be chosen to optimize the
detection of the blue dye. On the other hand, the refer-
ence A may be purposely chosen at a point on the spec-
trum far enough removed from the optimum blue dye A

80 as to eliminate possible cross effects. Further, it

60

tudes at these two wavelengths for an ampoule having

dye present within its contents.

The operation of a photometer system in accordance
with the invention may be more partlcularly realized
from the following descrlptlon made in reference to

FIG. 3 in which there is illustrated a series of spectral

65

sitould generally be chosen at a point in the spectrum at
which the response may be described as stable, i.e. no
substantial magnitude variations in the spectral response
curve due for example to the expected glass ampoule
tint or the color of its contents.

The electrical signals derived respectively from the
target (630 nm) region and the reference A (e.g. 690 nm)
region are subtracted via the difference amphﬁer stage
i1, €.g. the reference-wavelength value is subtracted
from the target wavelength value.
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Looking to FIG. 3, for Curve A which is representa-
tive of a good ampoule with high baseline, the difter-
ence value is nevertheless very small. For “bad” 1.e.
leaky ampoules, such as are represented in Curves C
and D, the difference is greater, sufficiently so to trigger
the threshold comparator 13. For Curve C it 1s apparent
that the target and reference values are relatively
grossly different, whereas in regard to Curve D the
difference is just above the present minimum level of
detection but nevertheless is above the empirically de-
termined threshold established as the other mmput to
comparator 13.

It will thus be apparent that this threshold determines
the sensitivity of the invention. It is preferable that this
threshold be adjustable. The threshold should not, for
example, be so low in value as to reject good ampoules
(i.e. senstitivity too high).

Apart from the technique described hereinbefore, the
dye threshold could in practice instead be established as
follows. The spectral response of several sample am-
poules such as are represented in Curves A-D of FIG.
3 may be derived. In reviewing each of the curves m
FIG. 3, as has been already noted, Curve D 1s deter-
mined to be close to the present minimum detection
capability, and thus the associated difference value volt-
age (the output of stage 11) would be the basis for the
threshold determination of comparator stage 13. One
can typically set this threshold to have a voltage level
input to stage 13 somewhere midway between the volt-
age levels output from stage 11 for the Curves A and D.
It will be appreciated that in actuality the output of
stage 11 for the ampoule represented in Curve A of
FI1G. 3 is practically zero.

It will also be appreciated that selection of the refer-
ence A and the target A will be different for each ditfer-
ent application, i.e. for different sample material, differ-
ent colored ampoule, different dye, etc., or any combi-
nation thereof. In accordance with the invention such
changes are readily taken into consideration by merely
changing the interference filters 5 and/or 6 (and, as
appropriate, detectors).

For example, since on-the-fly detection 1s a key factor
particularly in industrial environments, filters 5 and 6
can, as hereinbefore mentioned, be mounted on a rotary
wheel employing N number of filter pairs which can be
selected at will for any particular sample analysts. Such
as arrangement could be used, for example, for provid-
ing multiple reference target pairs for each sample, to
check for each of the constituents of the sample being
present and that substances (e.g. the dye) which should
not be there indeed are not. Moreover, one could by
such an arrangement readily check to see that even the
ampoule glass 1s of the correct color range and that the
sample has not graded due, for example, to ultra violet
light.

Other possible advantages to such a filter arrange-
ment are that it lends itself to programming for fast (e.g.
stepped) movement through all or selected ones of the
N filter pairs. In this way, an operator could have a new
sample processed very quickly to determine what
wavelengths would be best for the reference wave-
length(s). In such instance derivation of this information
would likely come from the outputs of current-to-volt-
age converters 9 and 10.

System sensitivity may be optimized by a careful
selection of the reference wavelength. It is best, for
example, to select for a particular situation (1.e. in the
case of a particular normal ampoule) a point on the
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response curve thereof at which no absorption peaks
appear. In looking to FIG. 3, for example, such an area
is particularly well defined at 690 nanometers for the
curve A and B ampoules. In comparison, although there
are no significant absorption peaks at say 550 nanome-
ters, the increasing slope of the curves at this particular
wavelength provides a less attractive reference wave-
length than the 690 nanometer point, where the curves
are all substantially horizontal, i.e. absorption is not
significantly changing in magnitude with respect to A,
thus providing a more stable reference sttuation. The
two major criteria that should be observed for reference
A selection, then, are substantially flat baseline and mini-
mal absorption.

The substantial difference in baseline represented in
FIG. 3 between Curves A and B clearly shows varying
color (e.g. amber) from ampoule to ampoule as encoun-
tered in an inspection line. It has been shown in the
above that absent the technique of the present inven-
tion, the darker ones of these ampoules could be re-
jected even though they are, in fact, good (i.e. no dye
present). The dual wavelength detector system accord-
ing to the invention avoids this problem by providing
compensation for variations in color from ampoule to
ampoule.

It is to be understood that the rejection signals pro-
vided from either comparator 13 or AND gate 17 (FIG.
1) may be coupled to any suitable rejection mechanism,
which may for example take the form of a pneumatic or
mechanical system, for physically removing the re-
jected ampoules from the line.

It should be noted, too, that the difference circuit leg
(diff. amp 11/comp. 13), with a suitably established dye
threshold signal (i.e the difference between the input
signals to stage 11 for a known good ampoule being
zeroed-out), one can detect also empty ampoules as well
as turbid/opaque ampoules.

A modified system will now be described, in connec-
tion with FIG. 4, in which the dye threshold level may
be set or established other than manually.

The inspection system of FIG. 4 utilizes a tungsten
light source 51 to provide electromagnetic energy to be
measured. Two cells 52 and 75 are placed in the light
path. Cell 75 contains blue dye in the concentration
(path length compensation used) that is the mintmum
one wishes to detect. Cell 52 has identical contents
except for the blue dye, which compensates for any
optical properties introduced by the cells. Ampoule 76
is a standardizing ampoule from the same production lot
as those to be inspected but known to contain no dye
(e.g. this ampoule was not processed through the dye
bath leak test). Ampoule 53 is the subject ampoule being
inspected.

Bifurcated fiber optics 54 and 77 evenly divide the
optical signature of the ampoules 53 and 76 to the two
filters 55 and 56. Photodetectors 57, 88, 71 and 72 con-
vert the optical signatures to respective electric cur-
rents. It should be noted that detectors 57 and 358 are
converting the optical signatures of ampoules being
inspected and detectors 71 and 72 handle the standard
ampoule.

Current to voltage converters 59, 60, 73 and 74 each
change the current output of the respective photodetec-
tor to a voltage signal for use by the sum and difference
amplifiers 62 and 61 respectively. Difference amplifier
61 yields the difference between the optical signals
through the two filters 55 and 56 (which, as before, may
be selected by a filter selecting arrangement 19) for the
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ampoule being inspected. This is an indication of the
blue dye content within the ampoule 53. Summing am-.
plifier 62 takes the sum of the optical signals through the
two filters 55 and 56 for the ampoule being inspected.

'The sum signal is used as an indication of optical path 5

blockage or system failure or of an empty or substan- |
tially underfilled ampoule.

Difference amplifer 69 is used to obtain the difference
between the optical signature through the two filters 55
and 56 for the standard ampoule 76. This signal is used 10
as the threshold which an inspected ampoule must re-
main below in order to be considered a “good” am-
poule. Whether or not the inspected ampoule signature -
(from difference amplifier 61) exceeds the standard
(from differential amplifer 69) is determined by a com- 13
- parator 63. The comparator controls the reject means
(not particularly shown) and the reject counter 68.

Comparator 65 compares the inspected ampoule _dlf—-
ference signal (from differential amplifier 61) to a set
threshold in order to establish a signal indicating the 20
presence of an ampoule being inspected and to incre-
. ment the total counter 66. Comparator 64 compares the
inspected ampoule summation signal from summing
amplifier 62 to a set threshold in order to establish the
existence of for example an optical path failure or an
empty/grossly underfilled ampoule. This mgnal is trans-
mitted to the synchronizing gate 67, as is the count
signal from comparator 65 and on to the reject means
and reject counter 68. | -

- The reject means may, again, be any sultable means of
flagging or physical removal of the “reject” ampoules.
It may for instance involve the use of a delay system
(asynchronous or synchronous to the transport) if the
“inspection point and rejection point are physmally re- 35
moved from each other. --

Such a system as described above prowdes an immu-
nity to certain problems that can arise in the course of

an inspection run. These may 1nclude but are not neces-
- sarily limited to:

1. lamp intensity shifts

2. lamp spectral shifts
- 3. sample spectral changes due to degradatmn
- 4. differences between lots of ampoules within a
- given product line (lot=1 production run).

System capability may be broadened also by substl-
tuting for the difference amplifier stage 11 of FIG. 1 a
log ratio stage that effectively takes the difference of the
logarithms of the two input signals to that stage. Alter-
natively, stages 9 and 10 could, instead of being linear 5
1/V converters, comprise: logarlthmle converters. In
~ such mstance, stage 11 would remaln as originally de-
~ scribed. - | |
A prlnmpal effect of the abeve-mentlened alterna-
tives is that the logarithms are taken of the electrical s5
signals originally output from stages 9 and 10 and the
ratio of these Iogarlthms effected, to provide an output
signal which is proportional to the concentration of
‘material examined (which, or course, could contain blue
dye). This ratio is then fed to stage 13 for comparison 60
with the establlshed threshold (for the dye) of compara- -
tor 13.

With this added capability the ampoules under in-

‘spection could be categorized, on the basis of the inten-
- sity of the output signal from stage 11, as to the degree
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of leakage (in the case of blue dye) and/or the amount
of material concentration, and/or even the amount of
material degradatlon as example. - |
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It should be noted also that situations can arise where
the contents of the ampoule are quite close in terms of
spectral response to that of the glass ampoule itself, and
this can make the distinction of minor changes in the
contents very difficult. The characteristics (e.g. non-lin-
early) of a logarithmic function, on the other hand,
make 1t particularly suitable as a separation means in
signal processing in such close situations. This point is
amplified hereinafter.

In connection with the application of the invention in
determining (the sufficiency of) the concentration of the

- subject material in the ampoule per se, the arrangement

of FIG. 1 may be modified in accordance with that of
FIG. § to provide a pair of thresholds, in lieu of an

expensive elaborate and complex arrangement other-

wise required to pinpoint the exact level of concentra-

~ tion. The first of these thresholds establishes a point
above which it may be considered that the contents are
~ of too high a concentration and the other accordingly

that the ampoule contents have too low a concentra-
tion. Thus, any ampoule falling between the two thresh-
olds would be considered acceptable. There can now
automatically be determined whether the concentration
of the ampoule contents per se is acceptable simply by
determining whether the concentration-propertional
signal falls between the two well-defined limits. =
Referring to FIG. 5, the outputs from I/V converters

-9 and 10 (of FIG. 1) are connected to a log ratio unit

200, the output of which is, as afaresaid, proportional to
concentration. This output is in turn coupled to a pair of
comparator units 201 and 202. The other input to com-
parator 201 would be the minimum threshold. The out-

- put of comparator 201 may be fed via an OR gate 203 to

a rejection counter (such as counter 18 in FIG. 1) and-
/or to a rejection mechanism.

With regard to comparator 202, the other input
thereto it would be the maximum threshold established
(e.g. empirically) in regard to the units under inspection.
As with the output of comparator 201, stage 202 is
connected via OR gate 203. The arrangement of com-
parators 201, 202 together with OR gate 203 may be
thought of as comprising a “window’ comparator. The
output of the window comparator of FIG. 5, is in the
form of a rejection signal yet is representative of the
concentration of the contents of the ampoule under

‘inspection, i.e. the concentration of that ampoule is

determined to be outside of the min/max window limits
if an output from OR gate 203 is generated

Since the output of log ratio unit 200 is proportional
to the concentration of the contents under inspection,
this signal itself may be tapped off (as shown in FIG. §),
for example for a more precise determination of the
concentration of the ampoule contents. |

A particular case of substantial interest which : may be
dealt with by way of the arrangement of FIG. 5 is the

‘aforementioned situation where the spectral response of

the ampoule contents and the glass ampoule itself are

- substantially similar, i.e. both absorb in substantially the

same wavelength region(s) of their respective absor-
bance versus wavelength curves. One can add to this
consideration the prospect that the only significant

~ portion of the “signature” of the particular ampoule
~ contents appears on a or the substantially non-linear

portion of the absorbance/wavelength curve (i.e. in an

area where absorption magnitude is varying substan-
‘tially with A). The situation can be further complicated
by considering that there occurs substantial variation in

color between ampoules made of the same material.
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Specifically, the aim, then, is to measure nondistruc-
tively the concentration values inside sealed ampoules
(e.g amber ampoules) of a substance bearing spectral
properties as, for example, shown in the graphic illustra-
tion of FIG. 6. In FIG. 6 both the curves for the sub-
stance (curve #1) and amber glass (curves #2a and 2b),
as well as the curve for the combination thereof (curve
#3), are shown. It may be seen that the amber glass
absorbance is roughly one at 490 nm and greater than
one at 410 nm. This means that the amber glass 1s ab-
sorbing more than the 90% of the measurement light.
The variation in amber glass is large, as 1s indicated by
displacement between the various water-blank amber
ampoules represented by curves 2 and 2b. It can also
be seen in FIG. 6 (Curve #1) that the substance absorbs
usefully in the 450 to 410 nm range; however, quantiza-
tion is extremely difficult (about 100 times more diffi-
cult) than detection of say blue dye at a point in the
spectrum where the amber glass slightly absorbs light
(i.e., 630 nm and 690 nm). Under such conditions, it is all
too likely that a simple subtraction of the transmission
signals, as discussed hereinbefore e.g. in connection
with blue dye detection, would not be powerful enough
to adequately separate say =+ 10% concentration situa-
tions from the specified strength. However, if the
logarithims of the two signals are taken and then sub-
tracted, the output, as aforesaid, is proportional to the

concentration. Note Beer’s law which states

In
1Ay

A= lag-,}_ = abc = log = log Ay — log TA3

Where

A =absorbance

T =transmittance

a=molar absorption coefficient

b=absorption path length in cm

c=concentration in moles/liter

IA|=i1ntensity at A}

IA2=Intensity at Aj.

Nevertheless, the concentration determination for the
substance depicted in FIG. 6 is deemed difficult enough
(due to a highly sloping amber ampule curve in the
useful absorbance range of the substance) that 1t is desir-
able to employ for example a microprocessor or other
inexpensive calculating means to take the logarithm of
the two signals and then calculate a correction based for
example on an empirically determined correction
Curve. |

For less difficult determinations, however, taking the
logs of the two signals and then taking the difference is
entirely adequate to readout a signal directly propor-
tional to concentration (e.g. blue dye concentration
could be read directly to quantitate the amount of leak-
age).

It is to be understood, in connection with the above
discussion, that for certain applications, it may be of
advantage to use in place of a log ratio module a facto-
rial module or some other analog multifunctional opera-
tor stage, short of a digital processor, particularly in
instances where one wishes to correct for a substantial
sloping baseline.

What i1s claimed is:

1. A dual wavelength spectrophotometer for use in
connection with container content imnspection and in
particular container leak detection, comprising in com-
bination:
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(a) a source of radiant energy;

(b) first means arranged to receive radiant energy
from said soure which has passed through the con-
tainer and its contents for generating simulta-
neously identical signals constituting optical signa-
tures of the container and its contents:

(¢) a plurality of predeterminably selected unique
radiant energy filter means arranged to each re-
ceive a said optical signal from said first means;

(d) a plurality of photodetector means arranged with
said filter means for providing a plurality of respec-
tive output electrical signals representative of the
radiant energy received from said filter means;

(e) second means for determining the difference be-
tween at least a selected first pair of said respective
output electrical signals and comparing said d:ffer-
ence with a pre-established first threshold value;
and

(f) third means for determining the sum of at least a
selected first pair of said respective output electri-
cal signals and comparing said sum with a pre-
established second threshold value.

2. The combination of claim 1 wherein said third
means includes means for generating an output signal
leading to the rejection of the container under inspec-
tion in the event said sum fails to reach said second
threshold value.

3. The combination of claim 2 wherein said second
threshold value is selected to effect a rejection signal in
the event of occurrence of any one of: a foreign object
being inspected, a container having substantially
opaque contents being inspected, a substantially under-
filled container being inspected, and system failure oc-
curring at any operative point prior to the comparison
of said sum and said pre-established second threshold
value.

4. A double wavelength spectrophotometer for use in
connection with container content inspection and in
particular container leak detection, comprising in com-
bination:

(a) a source of radiant energy;

(b) first means arranged to receive radiant energy
from said source which has passed through the
container and 1its contents for generating simulta-
neously a plurality of substantially identical optical
signals constituting optical signatures of the con-
tainer and 1ts contents;

(¢) a plurality of predeterminably selected unique
radiant energy filter means arranged to each re-
ceive a said optical signal from said first means;

(d) a plurality of photodetector means arranged with
said filter means, for providing a plurality of re-
spective output electrical signals representative of
the radiant energy received from said filter means;
and

(e) second means for determining the sum between at
least a selected first pair of said respective output
electrical signals and comparing said sum with a
pre-established first threshold value, wherein an
output signal 1s effected from said second means in
the event said sum fails to exceed said threshold.

5. A dual wavelength spectrophotometer for use in
connection with container content inspection and in
particular container leak detection, comprising in com-
bination:

(a) a source of radiant energy;

(b) first means arranged to receive radiant energy

from said source which has passed through the
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container and its contents for generating simulta- (E) a pair of second means for determining the differ-
neously a plurality of substantially identical optical ‘ence between at least a selected first pair of said
signals constituting optical signatures of the con- respective Output'electrlc_a_l signals and comparing
tainer and its contents: said difference with a pre-established first thresh-
(c) a plurality of predetermin ably selecte d anique 5 old value, one of said second means being arranged

to detect the presence of a preselected impurity

radiant energy filter means arranged to each re- substance within the container’s contents and the

ceive a said optical signal from said first means; - other of said second means being arranged to deter-
(d) a plurality of photodetector means arranged with mine the correctness of color of the container’s

said filter means for providing a plurality of respec- 10 contents even in the absence of said impurity sub-
tive output electrical signals representative of the stance.

radiant energy received from said filter means; and - N U
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